General: Unless otherwise indicated, all reactions were performed under argon atmosphere and all the solvents were dried and freshly distilled. Aldehydes were obtained commercially and distilled under reduced pressure before used.
1 H NMR and
13
C NMR spectra were recorded in CDCl 3 solution on a Bruker AM300 or Varian Mercury 300 spectrometer at room temperature (TMS was used as an internal standard for 1 H NMR). ESI mass spectra were acquired using a Finnigan LCQ mass spectrometer equipped with an electrospray ionization source (Thermo Finnigan, San Jose, CA). Infrared spectra were measured on a Bio-Rad FTS-185 spectrometer (KBr disk).
Typical Procedure for Iron Catalyzed Amidation of Aldehydes:
A suspension of powdered 4 Å molecular sieves (flame dried, 120 mg), anhydrous FeCl 2 (5.1 mg, 0.04 mmol, 10 mol%) and terpyridine (9.3 mg, 0.04 mmol, 10 mol%) in MeCN (1 mL) was stirred for 15 min. Then aldehyde (0.4 mmol) and PhI=NTs (149.2 mg, 0.4 mmol) were added successively, and the inside of the Schlenk tube was washed by MeCN (1 mL). The heterogeneous reaction mixture was stirred at room temperature for about 8 h, after which the crude mixture was filtered through Celite ® , washed with EtOAc, evaporated to dryness and purified by silica gel flash column chromatography (PE:EtOAc or DCM:MeOH as eluent) to give the acylsulfonamide product. 8, 145.2, 135.3, 132.4, 129.8, 129.6, 128.6, 120.3, 119.8, 112.2, 55.4, 21.6 . ESI-MS: m/z 306 (M + 1). IR (film): v max 3258, 2924, 2852, 1698, 1599, 1585, 1437, 1344, 1271, 1163, 861 3093, 2922, 2858, 1677, 1609, 1598, 1429, 1354, 1176, 1162, 1078 , 876 cm -1 . 
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